To a solution of ll,23-bis(ierr-butyl)-25,27-bis(2-ethoxyethoxy)-calix[4]arene[l] (10.000 g, 14.7 mmol) in dimethylformamide (1000 ml) was added NaH (0.888 g, 37.0 mmol), followed by propyl bromide (9.040 g, 73.5 mmol, ca. 6.85 ml). The solution was kept at 80°C under stirring for 3 hours before quenching with methanol (50 ml) and water (50 ml). The compound was extracted with ethyl acetate (300 ml), washed twice with water and the organic layer was dried with MgSCH. The solution was concentrated and methanol was added to precipitate a white macrocrystalline powder (yield 9.370 g, 84%). Composition calculated for C50H68O6: C, 78.49%; H, 8.96%; found: C, 78.20%; H, 8.82%. A small single crystal selected from the polycrystalline precipitate was used for X-ray data collection.
Discussion
An Ortep [4] drawing of the molecule is shown in the Fig. The molecule is located on a crystallographic two-fold axis. The macrocyclic framework adopts the commonly observed cone conformation with dihedral angles between the mean planes of opposite phenyl rings of 4.7 and 71.8°. The distances between the centroids of these opposite rings are 5.5 and 7.6 A, respectively. The dihedral angles between neighboring phenol rings are 88°, while the adjacent centroids are 4.7 A apart. The two long ethoxyethyl chains are oriented in a roughly parallel fashion. 
